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INTERNATIONAL PRELIMINARY 
EXAMINATION REPORT 



International application No. PCT/EP 03^0909 



I. Basis of the report 

1 * H^JSSS^rSS^ '. ements of the ''ntemational application (Replacement sheets which have been furnished to 
^n lrT 'y, omce ' n S e fP°"s e * an invitation under Article 14 are referred to in this report as "originally filed" 
and are not annexed to this report since they do not contain amendments (Rules 70. 16 and 70 17)f 



Description, Pages 

1-20 



as originally filed 



Claims, Numbers 
1-17 



received on 24.09.2004 with letter of 1 6.09.2004 



2 ' Kn^fS l°^t ! a . n ? u l a 9 e ' f tne elements marked above were available or furnished to this Authority in the 
language in which the international application was filed, unless otherwise indicated under this item. 

These elements were available or furnished to this Authority in the following language: . , which is: 

□ the language of a translation furnished for the purposes of the international search (under Rule 23.1 (b)). 

□ the language of publication of the international application (under Rule 48.3(b)). 

D Rule^5.2 a |nd^^V5 a 3 n ) S,ati0n fumished for tne P ur P OS6S <* international preliminary examination (under 

3 ' Snationf i^S?. UC,e0tlde - a "^° r amlno ? cid set » uence disclosed in the international application, the 
international preliminary examination was carried out on the basis of the sequence listing: 



□ 
□ 



contained in the international application in written form, 
filed together with the international application in computer readable form, 
furnished subsequently to this Authority in written form. 



□ furnished subsequently to this Authority in computer readable form. 



□ 
□ 



The statement that the subsequently furnished written sequence listing does not go beyond the disclosure 
in the international application as filed has been furnished. pyuria me aisciosure 

iSfnfhaTbeen famished 0 ™** 0 " reCorded in com P uter readable form is identical to the written sequence 

4. The amendments have resulted in the cancellation of: 

□ the description, pages: 

□ the claims, Nos.: 

□ the drawings, sheets: 

5 " 1=1 J!!L t JSS-i BS 5? en e t tablisr ied as if (some of) the amendments had not been made, since they have 
been considered to go beyond the disclosure as filed (Rule 70.2(c)). 

iepor?) P,aC6ment She6t containin9 such amendments must be referred to under item 1 and annexed to this 
6. Additional observations, if necessary: 
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INTERNATIONAL PRELIMINARY 
EXAMINATION REPORT 



International application No. PCT/EP Q3&0909 



v - l^JSS&ttg^JESESX novel,y ' inven,ive step or indus,ria ' 



1. Statement 
Novelty (N) 



Inventive step (IS) 
Industrial applicability (IA) 

2. Citations and explanations 
see separate sheet 



Yes: Claims 1-17 
No: Claims 

Yes: Claims 1-17 
No: Claims 

- Yes: Claims 1-17 
No: Claims 
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INTERNATIONAL PRELIMINARY International application No. PCT/EP 03/50909 

EXAMINATION REPORT - SEPARATE SHEET 



Re Item V 

Reasoned statement with regard to novelty, inventive step or industrial 
applicability; citations and explanations supporting such statement ' 

Reference is made to the following documents: 

D1 : EP-A-0 060 430 (GOLDSCHMIDT AG TH) 22 September 1 982 (1 982-09-22) 
D2: WO 99 52961 A (CLARIANT INT LTD ;DANNER BERNARD (FR); 

CLARIANT FINANCE BVI LTD (V) 21 October 1999 (1999-10-21) cited in 

the application 

D3: EP-A-1 184 400 (BAYER AG) 6 March 2002 (2002-03-06) 

The subject-matter of claims 1 to 17 of the present application appears to be novel 
(Article 33(2) PCT) and involve an inventive step (Article 33(3) PCT) because the skilled 
person trying to ascertain the teaching of D1 , where (implicitly aqueous) dispersions of 
non-ionic blocked polyisocyanates obtained from the reaction of a polyisocyanate, a 
blocking agent and a non-ionic diol having poly(ethylene and/or polypropylene ether) 
side-chains were disclosed (see passages cited in the search report) would not have 
obtained from this document any indication to use a thermally reversible isocyanate 
blocking agent (disclosed in D2 or D3), as the only isocyanate blocking agents 
disclosed in D1 (see page 6, lines 35 to 38) are thermally stable, in order to solve the 
problem underlying the invention: to provide stable aqueous dispersions of non-ionic 
block polyisocyanates. 
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CLAIMS 

1. Aqueous dispersions of non-ionic -N=C=0 blocked polyisocyanates 
obtained from the reaction of: 

(i) a polyisocyanate; 

(ii) a thermally de-blockable -N=C=0 blocking agent; 



(iii) a non-ionic alkoxylated.diol having general formula I- 



I^C^O-C-CI^CHzOn-CCI^CHCHaOm-Ra 
0) 



wherein: 



Ri = HO- 



OH 



(II) 



or 



R,= R, 



HO- 



-OH 



(HI) 



R 2 and R 3 are equal or different and are chosen among 
methyl, ethyl, n-propyl, i-propyl, n-butyl, i-butyl; 
15 n is a number from 0 to 40; 

m is a number from 0 to 40; 

n + m is a number from 20 to 80. 



2. Aqueous dispersions of non-Ionic -N=C=0 blocked polyisocyanates 
20 according to claim 1., wherein n + misa number from 20 to 40. 

3. Aqueous dispersions of non-ionic -M=c=0 blocked polyisocyanates 
according to claim 1. or 2., wherein the non-ionic alkoxylated dlol (iii). 
has the general formula I: 



22 



wherein: 



R, C^O-C-CHaCHaOMCH^HCHgOm-R, 
(I) 



10 



15 



-OH 



Rp=~" Rj- 
HO- 



(III) 

R 2 fs methyl, R 3 is ethyl, n is a number from 15 to 30 and m is a 
number from 0 to 10. 

4. Aqueous dispersions, of non-ionic -|VNC=0 blocked polyisocyanates 
according to any of the preceding claims, wherein the polyisocyanate (i) 
.s the isocyanurate obtained from 1,6-hexamethylenediisocyanate and 
the reaction product of trimethylol propane and toluenediisocyanate (its 
isomers 2,4 and 2,6 being in a weight ratio of 80:20). 

5. Aqueous dispersions of non-ionic -N=C=0 blocked polyisocyanates 
according to any of the preceding claims, wherein the blocking, agent (ii) 
is 3,5-dimethylpyrazole. 

6. Process for the preparation of aqueous dispersions of n6n-ionic -N=C=0 
blocked polyisocyanates comprising the following steps: 

a. a polyisocyanate (i) and a non-ionic alkoxylated diol (ill) of the general 



formula 



R^CH^-OCH^H^XCH^HCHaO)!!!-^ 



20 



wherein 



(I) 



Ri= HO- 



(II) 



)H 
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or 



5 



^ R r - R 3 

HO' 



(HI) 



-OH 



R 2 and R 3 are equal or different and are chosen among methyl; ethyl, n- 
propyl, i-propyl, n-butyl, I-butyl; 
io n is a number from 0 to 40; 
m is a number from 0 to 40; 
n + m is a number from 20 to 80, 

are reacted at a temperature of 30°-120°C, their equivalent ratio being 
such that the percentage of free isocyanate groups in the resulting 
15 oligomer is from 3 to 10 and the percentage in weight of ethoxyl groups 
is from 10 to 40%; 

b. the thus obtained oligomer is reacted with an amount of a blocking 
agent (ii) such that the equivalent ratio of the isocyanate groups of the 
oligomer and the blocking agent (ii) is from 1:0.98 to 1:1.30; 
o c. the thus obtained mixture is dispersed into water under vigorous stirring 
to obtain a dispersion having a solid content of from 20 to 40% by 
weight. 

7. Process for the preparation of aqueous dispersions of non-ionic -N=c=0 
blocked polyisocyanates according to claim 6., wherein the non-ionic 
'> alkoxylated diols (Hi) have the general formula I: 

^CHaO-^CH^HaOn-^CHCHaO^-I^ 
(I) 

wherein: 
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-OH 

R 3 - 
HO- 

: -.v.-;s.-,i. •••• • ..... .. . 

(Ill) 



R 2 is methyl, R ? is ethyl, n is a number from 15 to 30 and m is a 
number from 0 to 10. 

8. Process for the preparation of aqueous dispersions of non-ionic -N=C=0 
blocked poly isocya nates according to claim 6., or 7., wherein the 
polyisocyanate (i) is the isocyanurate obtained from 1,6- 
hexamethylenediisocyanate and the reaction product of trimethylol 
propane and toluenediisocyanate (its isomers 2,4 and 2,6 being in a 
weight ratio of 80:20). 

9. Process for the preparation of aqueous dispersions of non-ionic -N=C=0 
blocked polyisocyanates according to claim 6., 7., or 8., wherein the 
step b. is preceded by dilution of the reaction mixture obtained in a. 
with from 0.10 to 0.50 parts by weight of a water mixable polar 
solvent. 

10. Process for the preparation of aqueous dispersions of non-ionic -N=C=0 
blocked polyisocyanates according to claim 9., wherein the. water 
mixable. polar solvent is chosen among methyl ethyl ketone, acetone, 
cyclohexanone. 

11. Process for the preparation of aqueous dispersions of non-ionic -N=C=0 
blocked polyisocyanates according to any of the claims from 6. to 10., 
wherein in step a. the equivalent ratio of polyisocyanate (i) and 
alkoxylated diol (Hi) is such that the percentage in weight of ethoxyl 
groups is from 20 to 30%. 

12. Process for the preparation of aqueous dispersions of non-ionic -N=C=0 
blocked polyisocyanates according to. any of the claims from 6. to 11., 
wherein the blocking agent (ii) is chosen from butanone oxime and 3,5- 
dimethylpyrazole. 
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13. Process for the preparation of aqueous dispersions of non-ionic -N=C=0 
blocked polyisocyanates according to any of the claims from 6. to 12., 
wherein the amount of blocking agent (ii) is such that the equivalent 
ratio of the isocyanate groups of the oligomer and the blocking agent (ii) 

iA*-,ti: ' fr o JTI *1'7 1 "tO^l TItZT*" " * v •*' i, -.r«, n - <-v : > 

14. Process for the preparation of aqueous dispersions of non-ionic -N=C=0 
blocked polyisocyanates according to any of the claims from 6. to 13., 
wherein in step c. the mixture is dispersed into water under vigorous 
stirring to obtain a dispersion having a solid content of from 25 to 35% 
by weight. 

15. Procedure for the oil- and/or water-repellent finishing of textiles, 
characterised by the fact that, as finishing agent, an aqueous 
composition is used, said aqueous composition comprising at least an 
organic perfiuorinated polymeric compounds and from 0.1 to 10% by 
weight, on the total weight of the composition, of an aqueous dispersion 
of non-ionic -N=C=0 blpcked polyisocyanates according to any of claims 
from 1. to 5., the weight ratio between the solid fraction of the aqueous 
dispersion and the perfiuorinated polymeric organic compounds being 
comprised between 1:1 and 1:15. 

16. Textile printing pastes characterised by the fact that they contain from 
0.3 to 5% by weight of an aqueous dispersion according to any of claims 
from 1. to 5. 

17. Textile printing pastes characterised by the fact that they contain from 1 
to 3.5% by weight of an aqueous dispersion according to any of claims 
from 1. to 5. 



